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Agilent Captiva EMR-Lipid &
LC-MS/MS IC&5E rFEARD THC
B L0 TDRF OB EE DT

e

BHLREERY O TILOENRHE. JU—>T v Dftld. AEFSRICESTAREIBRA YL
BOET, MIFD LC-MS/MS HIFICHE 12T RUw o B0 EBEREIE. ) VISE (PPL) TH5
DO STVWETS, COT7TUr—>3>/—hTlE. MFEHASOFZErOLYFE/ =)L (A
°-THC » THC) 8 LU ZDTERFH. 11-£ ROF-ATHC (THC-OH) & T 11-/)L-9-AJLR
F-A-THC (THC-COOH) dm#EH > FILBAIE . LC-MS/MS DHFICDOWTERBBLE 3, T/l
AR5 > /X788 (PPT) @I, Agilent Captiva EMR-Lipid T mL A—kUw LB /N ZIL—
01)—=>TF w7 TPPL ZBRELTUWET, Captiva EMR-Lipid 71—ty I Tl DU — 270088
BHEMRINE LTco BEAMICIE. MBIy IIDSFRER PPL A 99 % BRESIN. 4—4v
MEEHIDEIUNEA 90 % ZHB X RSD & 10 % K& TL . 1 ng/mL T THC. THC-OH. THC-
COOH D g dr. BEASTFIL/ AL (S/N) OEBENAE—JFRICHEDF LI, 0.5~
100 ng/mL DEESERICSVWTERMENHD. R? 12 0.99 2B F L1 MTEODEE TR (Limits
of Quantitation: LOQ) 1% 1.0 ng/g U FTL7c. 3 HEORBRICELWT—BHDHZERNESN
FlL7o



iECHIC

LC-MS/MS D7 DBIDZHER A > FILEIIR L. EEFSRICE
2> TINDIL—F PR CEERRTEE T, 1> FILETlE
ICEDTYRTFLDFEREZRS L. T =21 YT I ) T4 XVyRER
M OFREEZE LS EZ N TIET, MEROTRTHIE. 2>
INOBL)VEEE (PPL) @ 2 DT9, PPL I&. LC-MS/MS N+ =%
WIZHITBXNIYIZMROEERRATHZ A DA >TVET,
ILorARTL—a41L (ESI) RICEMSNARBORE CHRE
TR3AAMEDI=DTT, BV INTBIFRRE > /NIIIE (PPT) XD
YT VT ILEIEA TEBICBRETEEIH. PPL 23K
ICBRET B CIZRETY,

EEFSRICE T 52— RGBTV FILBTLIE Ly LTld. PPT. B8
HH (SPE). kit (LLE). & & OMREFE &L (SLE) e
HDFET, FFEcD FE. AR ERT—20OREICET IR
LI ®H D E T, BIZIE PPT. LLE. SLE Tl& PPL A'BRE=I NS
SPE #ETT3ICIIBRREEFEIDIMDFET, L LINSDFED
FTIE. PPT ARBIBLERINTVWET, PPT #EB35. 7
TEZRUIL (ACN) X%/ —)L (MeOH) % ¥ OB AR ZFE
DEETEARY VTILIZBMTZ T, Y NNIBEBEICBRET
TET ZVNNVBHEMNT B ILBRYHTERI N, AEviR DD B
THEICRETIET, PPL IZAREMARIORITZ78 PPT TH
FRETNT. 2R ODBEDRDY U TILICED F T,
AYFE/ARIE. BEZIR TR —MENEZ—7 Y MEEYD 1
DTY, RV FILICEENS A-THC (THC) BLUZEDEHA
HHYWTHS 11-e ROF-A>-THC (THC-OH) & 11-/JL-9-A%-HJL
RF2-THC (THC-COOH) RN DIERICHERS L UVEET 5
ClE IEBICEETY, 72720 THC c2RaEIE. v > 7ILE
ERICIERENRIEE LB 2IBENBOET,

AT510> PPT. mODBE Bk, BRALOY 7L AILIEREE %
HE 2B PPL #MERICHRELTEZ—7 Yy MLEDE+5
ICENTEZH > FILEIIEB AN BN T, COT7 U r—>ay
/—hkTl&. Agilent Captiva EMR-Lipid ##EBLT. M %EkT
BB IVTINBRNZRRI =) =Ty FFIET PPT DEIC
PPL #ET2HE%HALET. CORER. LN IU—2IC%h
D, A AN OEEEME . AT LB LVEEBDTETOBFRMMERL
F9,

JT)LAN PPT TN S THC. THC-OH. THC-COOH % L7z,
Captiva EMR-Lipid T mL A—KUwT PPL #ERELFE LTz, TDE.
Agilent 6490 FUZIILUEMR LC/MS S AT LATEEDTERITLT,
EMR-Lipid h—tUw 20U —=>Tw7IC kD PPL BREDOMEREZRIEL
FL7 THC BLU20BEWORRE (HE =3) 0EE. BE. LU
BINEHAELF LT,

MY >INV EDT BICE. 7T U r—>3>/—k TAgilent Captiva
EMR-Lipid ¥ LC-MS/MS &2 20 THC & & ORI DRNRE
BEBDH BBRLTEIV,

PRBE

A-THC. 11-& R O % S-A>THC. 11-/ JL-9-A%H JL 7R F S-THC.
A-THC-d3. 11-EROFS-ASTHC-d3. H&LT 11-/IL-9-AJLRF -
A’ -THC-d9 & Sigma-Aldrich (£ kL1 Rz SX—UN. KE) » S8
ALZFELT, LC-MS/MS JL—ROFET7>EZ= D LIE Sigma-Aldrich
MEBALE L, IRNTOREIF LC 7L — R ET. Burdick and
Jackson (RRF—TJ>. ISTHUM. KE) hEEALELT,

THC. THC-OH. THC-COOH D X%/ —)L:B&12%EAK % 10 ug/mL T
ERIL F L7z, THC-d3. THC-OH-d3. THC-COOH-d9 DE/KHE(LAEBIE
# (Internal Standard: IS) ® X%/ —JLiZ#E7AK % 10 ug/mL TIERL %
L7z

FrUTL—oa ViR mEEEY VT
TLRNATLT-REEE (QC) B> 7L E. BUYIRIEEIC RS FTIEEE
BRI T BIARIILE LTz, MRHORE 1. 100 LU 50 ng/mL i2xd
J5LT. 1% QC (LQC). # QC (MQC). & QC (HQC) @ QC #> 7L %
RELFELI. EARLEEAR(S) 1 QC LAJLTXIZ 50 ng/mL T
ZANATLFLI

Captiva EMR-Lipid TOU—=>T7w I LIcBODT IOy IR %
THC DR OIZEAZR T MFHD 1. 100 LU 50 ng/mL
DEEICRINZNAULELT 1.0 yg/mL @ IS ARD 5 uL OER
2HBMLELT.

YUY ORBEEBRERE. BREBREZHEALTHEEL F L. Captiva
EMR-Lipid TRIEBLI=BDTZ >INy % mEYT 0.5, 1. 5.
10. 50, &V 100 ng/mL DREISHIT DL DICRANZ/NATLEL
Too &FVUTL—23 B 1.0 ug/mL @ 1S % 5 pL3BML F L.



BB IVERR
RIS DAL/ CERRERLET,

R Y OTILEIIES KOO B OKES CERER

HH BaES
H T ILELE
Agilent Captiva EMR-Lipid. 1 mL A—kUw> 57190-1002
Agilent Vac Elut SPS 24 ¥ =7&—JL K, 12 X 75 mm SEEF 12234041
dLo2ayovofds
TYRYRILTEAYREUE—8—ERy4 (VWR. N, USA)
RIFEIOAR IS T4—S T

Agilent 1290 Infinity LC > 27 L G4204A
g(g):l]zr;t;gs?&: :O}fr;r;l;;':;;;i/ High Definition (RRHD) 857768-90]
Agilent 1290 Infinity > —XH—FERZY MIATLAV/S—F X R G1316C
Agilent 1290 Infinity #— k4> 7> G4226A
Agilent 1290 Infinity 7> > >7)L4. 0.3 um 5067-6189
IATIA A =k 400 pL AS R, B, REMIUEE 5183-2086
MS DN TILF Y 2 ML BB 72 —/N1 T TR
%ZZT:L-*H«\/;\ PTFE/DEf\/t’?"SIA ’ °190-2280

HWESRSZTL
Agilent 6490 ~'JZ7JLIERR LC/MS 2T Ly
Agilent MassHunter V7 ko7

LC-MS/MS 43th

Agilent 1290 Infinity LC > X7 & Agilent 6490 U 7)LNEIRE =
P ATLEBAEDETERBLEL, R 2 X 3120 FALKELC
BELUMS OOEHEZRLET EMR-Lipid A—~Jwy2 o) —>Ty
THROYVTIVAER Y. BERETICEEFEFIALE LI TAHIIC
Agilent 1290 Infinity +—k > 75D A >S5+ ERERERFRLEL
feo COEE S UL OF > TILOFEINC 10 ul OFR (K) 2R5IL. 22
% LCYRTLISEALE L o YT VHERENATILHTOY >
ILFEREHE LB EOMRIE YT ILOB#ER 100 % #HEH5TE3
ZETYo DD D DHILEFSIENTEET,

£ 413 SLFTNLUTLLa> T2 (MRM) OIREU IS A —4
%R LE7, Captiva EMR-Lipid I2&£3 PPL OB % SHET 370, &
5D MRM FSoUsavaERLT, 11880 PPLILEYEE=4)
VILEL

® 2. LC pinsff

INSRA—=4 REE
Agilent ZORBAX S RLY 1Ja—>3> High
VAN Definition (RRHD) Bonus RP 2.1 X 50 mm.
1.8um AZL
e 0.5 mL/min
NS LBE 50°C
F—hHTTRE 5°C
AAE 5L
P2-F1 h57 74 )L RAE—=RT 10 uL ®51L. H> 7L
AT ORTATI A W5T 7R RE—=RT 5 UL’ L. XV YR TIEE
SN AT —RILERS
— A) 5 MM OFEETVEZDLDOKER. 0.1 %FA
B) 5 MM OFEE TV EZTLDAZ/ =LA 0.1 % FA
I Y ACN:MeOH:IPA:H,0. 0.2 % FA (1:1:1:1)
BEE (9) %B
0.0 65
IITIVE 0.1 65
4.0 95
5.0 95
AT EA L 510 %
RRNEA Ly 159
& 3. MS DT
INSRA—4 FREE
AFALE—F ESI
HZRE 120°C
HRmE 20 L/min
RIS 50 psi
=2 A le=%1= 325°C
FrESUEBE 3,500V
TR ABE 300V
FIATLOROYRILF TS TOBE (EMV)| 200V
T ROF47

£ 4. THC L&D MRM FREU VS A — &

TUh— EE1AY EMrA> | UFvoaria_ L
(A=cv] HLFY (CE) (CE) (%)
331.23 3132 (12)
THC-OH 193.1 (24) 1.70
THC-OH-d3 334.25 316.3(12) 1.70
315.23 193.2 (24)
THC 123.0 (44) 3.05
THC-d3 318.25 196.1 (28) 28 3.04
34521
THC-COOH 327.3(12) 299.1 (20) 226
THC-COOH-d9 354.27 336.2 12 226




5. PPL L&D MRM BT X —4&

TVA—=YAF> | TOFdIrF> avyrary
(m/z) (m/z) IFILF—(eV)
808 184 30
806 184 30
786 184 30
784 184 30
760 184 30
758 184 30
704 184 30
524 184 30
522 184 30
520 184 30
496 184 30
WEIDFO-ILET —2OEMSLUEEDIICIE

Agilent MassHunter V7 bz 7 A @ERLE LT, XYy ROBRE (B
#=3) DEE. HEE. bFLURINEAATELE LT

BT IVEiIEFE

1. 500 pL @ ACN (1 % FA) # Agilent Captiva EMR-Lipid 1 mL
A=ty JITBIMLEY,

100 UL ok ~MEEEEMLET,

VIR TECEELED,

1.5~ 3psi DEZE|I5|TET,

1:4 @ H,0:ACN 7% 200 pL:BinL 95,

o ok~ WS

2ENN—FN)yIEBATZETEEIIF|IVTHS. E%
11 ~ 13 psi ICEFTHERDDOBEZFISHLET,

7. 45°C @ N, TIRFEI . 100 L ® MeOH (0.1 % FA) T
BABLED,

8. 5uL+10 UL OFERAKE LC S RFLICEEIALET,

AR 2> TINEDTTBICIE. T Tr—3>/— TAgilent
Captiva EMR-Lipid ¥ LC-MS/MS IZ&2 2P D THC & L UHREY
DINENREENHT 2BRL TV

MeOH IC&3 PPT @LEE#IIE ACN KDfliA L. Captiva EMR-
Lipid TOAIRDFIIZ PPT Z&RAELTTILEZBE<CICIE. ACN OfF
FIARHELET, 1.3~ 1.5 DI (F U TIL/AE) sHRELET, T
TIVZEMBREORICBMLE T, B (FB) IC&oTHY N\ VEEHE
L BV INVBEDREEZ RS TN TEET,

AROARIHRERYSFvTZERLT. VoI WBIHEEE TSR
HWRLFET, BZEFEICEST Captiva EMR—L|p|d H—hJwIRHOTAO—
HBIRSNET, REBEBEREDIOICIE. 3~5HTCIC T HCR
BEIICHEXFIHETEZ t%?ﬁ"“‘bijo H—rJyIHhEHTFILH
BHTZE BEENEAD YU TILEINREARARICEED T,

RRLEE

HEMNBIEEI NIV IXDIRE

EMR-Lipid & YrUYIRMRZES L THOTERY OEINE % L (F
BIeDICILERTI SV TILAHETT, EMR-Lipid FREHI Tl

o THER ¥ BOK AR R IC £ > TR B ASRIRIIC R S 7S N E T
(B 1) RADNOBVRILKES (55) BFEAICAD ETH. &9
PILTEREAD $t Ao FEEAIIC ASTAREREIE RIS, BokiEiEE
VERICE>TRSwTENET, PPL OBSEREIE 99 % %82, SLA

DEMEEERTEET,

B AR RO DND BV ERILKESE (BBE) IFTTEANC
ADEIH BADNLIERDIEAD £ Ao

DIRRY)

FEF TS AR FIERNCA - FEE
I BUKMMEEERICE>TrI Y
INEJ,

B 1. EMR-Lipid D XAZX L T ZHEBREFIEAI T MY

PPL ISMRBEOEMRD TH O, MERICEEICTENTUVET, PPL
IFU VB D) BB EEESETHERINTED, BKMLE
HIFET7ILFILETHER INTULWET, EMR-Lipid Tl& PPL. EEERS
Bl FUJUELURBEDRRERBEOBEHKIEEMNRIFINET,
EMR-Lipid IZH/LRVEE USVEET S0 7’" TR AR E
FOF VLR EDEDDINE, BREHE BREEZFILEMICISIER
LFEEA



2 O THC. THC-OH. THC-COOH (i3 h a7 Wik 3R
AEENETH TRV FTTERIOBKIEEEFRICE>THSY
TENEEA. Elow ODNLIEI Y IEDITERICI>THRESN
FtAo

EMR-Lipid #£1f7l& 96 )L 7L —rERELE T mL A—~Jy DT
AT BRN=TYbERBed3 7T )r—2a>mlfovo/)LA PPT

BB TSy Uy M B ENTVE T, COREBEICE-T, THC THC-COOH
DEDERNRISHST N TEET, OH
HOTRI5T4—1kE or ‘
1 ng/mL @ THC. THC-OH. THC-COOH TX/$- % L7=f#fd MRM O
HO%MIS 4 (B 3) lE. ZTILK PPT O#%IC EMR-Lipid H—kJw s e o \~CH,
O =2 Ty TR LBEDIOYNISLERLTVWET, 1 ng/mL @ ’ THC-OH CH,
BETHOTH, YRV IRMBEFHORMLZDBREL ST F L/
ARt (S/N) OB EICE->TERICES TN, BENA Y — IR 4o B 2. —#%#97% THC BIEM DIEE
TVET, EEFHDNICL>TIBEEIET 284, BEIE 5ng/mL T
DIERBEHE EENROBENET,

x10?

1.3

1.2

1.1

10 THC-OH

0.9 THC
~08
%0,7
§ 0.6
o

0.5

0.4

0.3

0.2 THC-COOH

o Y

0

145 155 165 175 185 195 205 215 225 235 245 255 265 275 285 295 3.05 315 3.25
Acquisition time (min)

3.1 ng/mL TR/S1 LMD MRM 20X IS5 4



PPL D&%

PPL ISHBEEEDEMD THO. EART I IR ‘ORE %%
FEREEYRETT, J)EORKRIUVEIVRIAT7FIILI) Y
IFENZNMFERORPPLDO70% £ 10% 250 THEN. ThUwo
MR DERRETY, Captiva EMR-Lipid IC&ZmMEEHASD PPL k&
EONREZET 0. 11 BEOXA PPLILEMET=2)>TL
FlL7o

x107
1.2

1.1
1.0

0.9

0.4

03

0.2

0.1

415, HHTNMEY > FILHS 99 % D PPL ABRESNEZCE
ERLTWET, CO—IEZ—7 v MEEEHARLTWET K 4
D PPLOEWTNYAVR (BBORL—X ACNL 1% FA DHIZED
PPT) (£, RHEBORMOAEEEZRLTED. TEDREICEETS
AEMED BN ET, £z PPL 7NV EZ>2HEV . EEARIICIE MS
AT LDERICOBNZEREMEN B D T,

02 06 1.0 1.4 1.8 22 26 3.0 34 38 42 46 50 54 58 62 66 70 74 78 82 86 9.0 9.4 9.8

Acquisition time (min)

B 4. 7040172 m/z184 TEZR>ZJ LT 11 D PPL ® MRM 2 O< N5 L. Agilent Captiva EMR-Lipid IZ2&%

REEZBALLSENRE. BRALBVEANEEBONL —2



EEtEE

THC 2 DREVOREROEFEZFIMLE LT, B 5 13, 6 B
DEE (0.5~ 100 ng/mL. n=5) OHERICEVWT., BFLBEZFEN
BENIeERLTVWET, REIROTITRERE (R) 13 0.99 =18
ZFL7% (0.56~100 ng/mL ICH T3 EFNE. EFOERBEA. 1/x
DEHFT)o

A

THC
y = 1.149550*x - 0.002103
R?=0.99887278

Relative response

O 0000 oSNNS
NONDROCONDAOCON D

0 02 04 06 08 10 12 14 16 18 20
Relative concentration

20| B

1.8/ 11-OH-THC (THC-OH)
$1.6] y=0.947074* - 0.001265
g 141 R2=0.99922725
o 1.2
210
2os8
506
204

0.2

0

0 02 04 06 08 10 12 14 16 18 20
Relative concentration

40{ C

» 3.5/ THC-COOH
2 5] y=1.919475% - 5.532050E-004

295/ R?=0.99503676

0 02 04 06 08 10 12 14 16 18 20
Relative concentration

X 5. 214, A) THC. B) THC-OH. C) THC-COOH,
miEFoEESRE 0.5~ 100 ng/mL. n=5

REIIFFBICEL 2—TyMeayom#iEo L0Q i& 1.0 ng/g LT
LTzo XV RO LOQ (& %RSD <10 & S/N 210 IZEDVWTWET,

XV RERMIE, MR ICEEYE 1. 100 &0 650 ng/mL O
ETRNATL. COREE T BHEDRLTAELE LT K6 0k
I3, %RSD 2 1.2~7.6 CHETHoLIEERLTVET, 1. 10,
50 ng/mL T THC £ 2D (THC-OH & & 1 THC-COOH) o
BUYER (& 97 % ~ 107 %. RSD I& 7.6 % &#&TL7 (X 6). Captiva
EMR-Lipid JRE @ PPL BBEX N LICEST. +HBEUNEEER
TEFF LT, tDFETIE. PPL & THC AR EDBKMELEY = XRIT
SHVEEABDET (Log P. 7.6).

3 BEDOT. BEDOXYV Y REIRECFEIF—ELTRETHO. 1.
10. 50 ng/mL T 98.6 ~ 116.9 %. RSD ' 10 % Kifi & LWOFER 4
DELT

m1ng/mL
m 10 ng/mL
m 50 ng/mL
120
100
80
M 60
=3
[l
40
20
0 THC-OH THC &% THC-COOH
e 1 ng/mL 10 ng/mL 50 ng/mL
ElES %RSD R %RSD R %RSD
THC-OH 100 7.6 106 1.4 101 1.4
THC 107 1.2 105 32 104 32
THC-COOH 97 5.6 107 4.2 103 4.2

B 6. MR THC LMD XYy RENE CHEE (%RSD) (1 HE)



o

COTTVTr—23y /=Tl EAEFZAD LC-MS/MS I2&->T,
THC 5LV ZORBWAE DT ZIODIVEY > TV EFRTZ> VT
JNTHRRAET =27 70— ICDWTEBALE L. D)L PPT THEH
55—y MEEWEHE L TH, 5. Agilent Captiva EMR-Lipid T mL
=ty o)—>T7w % L £ LT, Captiva EMR-Lipid Tl&. Mg
TRV IZMS PPL @ 99 % BERETIH LT Fex2—7vMEE
YOEINERLEFWVWHDTLT, Y 7ILmEYIE PPT &% FER LT
BEEDI)—>THDTH. Y)Y IRTKZA A MEZRS LTH
WOBERE. 85E. BRMEZ LT e TEx L1, £iombynoy—
VTHBE. LC-MS/MS S RTLDBRCAYTF Y ADHDHE T
BALEFHSTENTEET, DLW PPT IZIE. YT ILOMIBEF
EHNDBVWEWSTEABOET,

THC. THC-OH. THC-COOH % 1 ng/mL ToO#rL. EBNlcE—IFK
C S/IN Z1GBZENTEE LIz 1 ng/mL 1. EBEDIRICKNELRZ
FE (5 ng/mL) KD/NSWEIETY, MEFDEEH 0.5~ 100 ng/mL
ICBITAREBIZIZEREDHD. R? 1& 099 #BI £ LT, 3 BEDA
2@ LOQ 1% 1.0 ng/g AT, RSD & 10 % K TL T EUNERSHEL
90 % U ETLI 3 HEDMEBRDIEL. —BHOH3EREFZL
M TIFHLI

Captiva EMR-Lipid I&. BEfF0T7—270—ICEEICHAANSZ D
TEET, o TUTILBIIBRICEBNMOEES P HSXBEZBAETS
WMEBEHH D FH Ao Captiva EMR-Lipid &, 96 7T)LFL—kE 1 mL
A=ty OVWTNOFERTH. BBt LUBRIL—TyvET Y
T=2aVICRIGLTWET, TUYMRETOTeH DEDDR BED
DRI T ILARHEEE T,

IR—=LR—
www.agilent.com/chem/jp

AR AR A
0120-477-111
email_japan@agilent.com

ABBII RN AEBRARTOERAEEEL TS D,
ERRERMBRSEICESBRET BN EE A
ANEICEHOBER. FBE. HRHEFRFIFFERLIC
BEINDEHHDET,

TILVE - Fo/OY—kAaHt
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